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# OE: BN TR RMBEERACKE QUEChERS J5ik, S/ = R (- I T 3% i Rkt s A5 A
ENGE D 38 FE R . TR FEALLL T0%ZIEHRI, 456 ZRERAIKRE | T\ A RS . £ Z%-N-
N FEREBEIR A W bR BUR, DL 1% BRZKR 1% H iR B A i3 A, 4 CAPCELL PAK Cjz MGII
(2.0 mmx100 mm, 1.1 pm)5>#s5, SR H HLMESS 1 072 2 RO WA =R, BE s DURC AR k7 i . 55R
38 ML G WAE 0.1~100.0 pg/L & B NLPECR R (r > 0.99); 7E 3 DWMAFET, FHE R
80.1%~113.8%, MM HRHEMZEN 1.1%~9.8%, iR A 0.014~1.100 pgke, &L % LMME, EFETHD,
AT E RS . EE RIS TR S LA R R nae 5 24 47 o 7 2 R o 0T o

KEIT: ZEERYIKAY; QUEChERS; BB (- R IR Buii i, E2h5k M, X9E

Determination of veterinary drug residues in eggs by multiwalled carbon
nanotube QuEChERS combined with ultra-high performance liquid
chromatography-tandem mass spectrometry

MO Ying, PAN Zheng-Hua", JIANG Xiang, LIANG Fei-Yan,
HAUNG Yan-Hong, LIU Hua-Wen

(Guangxi-Asean Center Food and Drug Safety Control, Nanning 530021, China)

ABSTRACT: Objective To establish a method for rapidly screening and determination of 38 veterinary drugs
residues in eggs by ultra performance liquid chromatography-tandem mass spectrometry, based on the
modified multi-walled carbon nanotubes QUEChERS method. Methods The sample was extracted with 70%
acetonitrile and the extract was purified by multi-walled carbon nanotubes, octadecyl bonded silica gel,
ethylenediamine-N-propylsilane mixed adsorbent. The samples were separated by CAPCELL PAK C18 MGIII
(2.0 mmx100 mm, 1.1 pm) using 1% formic acid water and 1% formic acid methanol as mobile phase, then detected
by electrospray positive and negative ion multiple reaction monitoring mode, and quantified by matrix-matched
external standard method. Results The 38 compounds had good linear relationships in the range of 0.1-100.0 pg/L
(r>0.99). The average recoveries of 3 different spiked levels were 80.1%—113.8%, with the relative standard
deviations of 1.1%-9.8%. The limits of quantitation were 0.014-1.100 pg/kg. Conclusion This method is simple
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and has low matrix interference, which can be used for rapid screening and quantitative analysis of sulfonamides,

chloramphenicol, fluorozoanitrile and nitroimidazoles in eggs.

KEY WORDS: multiwalled carbon nanotube; QUEChERS; high performance liquid chromatography-tandem mass

spectrometry; veterinary drugs residues; eggs
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T E R R m R WG A L XS AE N B
YRS A, ERRETS b H B, EEk
FRE R, 2 A B A T A s, BT
SO FHE P T R S, s ik ER R
B2l YRR AR N BT, X AN e i — 2 1Y
BESEE ., #2258 (sulfonamides) /& — 28 A X & R oK
T ER 45 N T A i 251, 1238 25 e v o8 9 4
ACHET K, ZEESWNSEERE, At &
B T () N7 AR REEAE D, g i i i R e
Fl. 2. BumsR, 455 % (chloramphenicol)J& Tt 2 B
K25, GRS 2% AR G PR 1 T AR
57, AR RN A )™ E 0 BIE R AR SR 0 R,
S HOFE BRI AN R LR (fluorine nitrile)
JE—FPIR IRk SR AR, AR (0 T R TR AR,
S5 AT B . A FEPKIE (nitroimidazoles) & — 2
HA S-EFEBUC IR 24 R S50 BT i PR R 259, TR 2450
O A AR B0E . SO AR B AT E
FE T B EPIERAEERR A2 5k B PR AR, Al FB A5
235 SR S IR SN A B | Tk
B2, X & PR S B2 o A R PR, b
YA EZEME GB 2763.1-2018 ML T 4 28 (fF 48 H ik
i B HLAR ™ e KB B B R 0.02 mg/kg .

TR I e e, B R A TIREK
e, DRRTRE AL PR AR B R R . AR L AT AR
BZGER BTN IR R FEA R SR . AR B
2, AAEA PGSR B E R BIRERS | B s TR KA )
B, QuEChERSJY 14236 [ 4% Il #F Anastassiades® 45 F-2003
AETF K 14— I [ R 2 TRORI L T 381 A 43 B30 AR 1 T Ak 2
Fik, RHATERSUKR TRk, RRES, L
BTG E Y R 255k Y dkusint % s, b £
R BRI TR o I AR i R AL BB R & niE
QuEChERS J5 iE 15 BN R, JoH DA+ /\ e L5 A R
(ostade-cylsilane, Cg) . & — Ji& -N- ¥ %t & %% (primary
secondary amine, PSA) ., & #2{k. 5 % (graphitized carbon black,
GCB) . £ EE B 90 K 4 (multi-walled carbon nanotube,
MWCNTs) N T o 2 BERR G KA & —Flogi B KA1 %L,
T 199148 f HARR £ F Ljima pi & B, DHLHAT shas 454
IR B3R 1B T LA s I B A U, Ll 1 1 e A
el HZHR R AT U R e SR

HZGHR B AT O i T A SR kS AR A
PEUT AR - B BOHETS | RO - T
ISR = 7T R R i3 T NS WA RS0 871 27 =1
T DA % BE A% [W] e AS0 Z2 0 E AR 45 0 i 34 T ik 22 5% 7
ST E T . FREB T S ERR . 1R R 2k
W25 RIS T (B2, ik el S A AR o, A A CRAIR FL
AT o AR LLTO% L NEVIIEE T, RAMWCNTs., Cjg.
PSA 3R IR 2 BRAE S R BT BRI . B8 DR
FeI0T, S5GR RSO ORE STS I B R o e . A
2GR . T L pR At k3 QAR [ 24 4k B R ) v
wE T, AR WL BT 1) H R IR TR S

2 MRERE

2.1 X5

AB SCIEX TRIPLE QUAD 4500 /& % i AH {43 - =
T PO AT 5 15 B (35 [E AB SCIEX 24 #l); XSE205DU
SrHT K- G 1 Mettler -Toledo 23 #)); Milli-Q M 4lisk #%
(¥: E Millipore 2\ ); Multifuge ¥ % &5 .0 #HL (3£ H
Thermo 7y )); Vortex 3 JWEIR G #F (TEE 1IKA A F);
Multi Reax 4 H 8% % 1 (2 & Heidolph /2] ); Multivap
RIRAL (32 1E Organomation 23 wl).

W, 06, WIR(E G4, fEEZRFA ), JiK
W . 4. FRREGHral, 1EEER7/AR); PSA,
Cis B AR (KRB REH A BRAF);, LUMTECH
Extraction Salts #HAT/ 2B (% 6 ¢ TL/KFRI . 2 g
A, tEgHREAERAA), ZERMNKE
(MWCNTs, K J& 10 ~ 30 pm, #M2E 10 ~20nm, HiE 5~
10 nm, 4ifF>95%, LFMA>200 m*/g, #aseF K
MBI RHCEBR A W), 38 FARUES B GREEH KT 99%,
& % Dr.Ehrenstorfer A d)), ZFRILE 1,

80 HXGEEREMCRAE T UR T bk, 20 M >
TN B . BAR. SRHE . BUNSEHAA T . T
22 ELWHE
22,1 sS4

FREL 2 g(R5HA 2 0.01 9)ZIR S HIFES, B F S0 mL &
DB, A 4 mL K, 10 mL ZIEEFIST 70%2
JiEHERIRYE 5 min, T 4 °CF&.0>(10000 r/min)5 min, B
48R W E T34 QuEChERS Ehufy 15 mL .08,
WHE 1 min, F 4 °CTFE.[>(10000 r/min)5 min, HE% & H
4 mL B3EWT 15 mL &.08 (N5 600 g TEKBREREE |
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20 mg MWCNTs, 100 mg PSA. 200 mg C,5), HERS
1 min, H% R 2 mL _FiERTF 40 °CKIBHAIREIET,
i 10% 2 EA % 1 mL, FIRSLUERL0.22 pm)id 8, H(Z:
B, ME .
222 BREUH

VERIFREL 35 FBRIEYIE S 10 mg(FEi = 0.1 mg), 433
BT 10 mL 2ES, HOIEEMIEE R 220, Bk g
| mg/mL MIFRIEREAIAIE o 0 G 25 e A A vt 25 T VR
1 mL, BF[F— 100 mL &fiT, HOERBHEEEZE,
133 10 pg/mL A HRUEP R K% GRS ARt [
W 1 mL, 43F51ET 10,100 mL &P, MR Cs
BRNE, S3ABF] 1 ug/mL . 100 ug/L IRAFRAEEATR .

BOGHEZS RS 70, B0y 2.00 g, 5 2.2.1 [AiLHAE,
1582 R . A2 B T TR HEIR & b MV WO B
0.1, 1.0, 5.0, 10.0, 20.0. 50.0. 100.0 pg/L HKEFIR
BARE T AR
223 ARG B BRI A

(1) WBAH TS

CAPCELL PAK MGII C g #(2.0 mmx100 mm, 1.1 pm);
FEVR: 30 °C; #EEEARFR: 5 pL; Hid: 0.5 mL/min; FEIAH: A
HE0.1% R, B A HIEE(E 0.1% P R) B8 FE VR AL
0~15 min, 2%~50%B; 15~21 min, 50%~90%B ; 21~23 min,
90%B, 23~24 min, 90%~2%B, 24 ~25 min, 2%B.

(2) Bkt

LS55 IR BRI, 2 R T,
SRR 35 psi, BEFIRIEE 550 °C, IE&F: BisHE
4500V, AFHLFE 10V, RifEZE B OBEE 12V, fEr: m
ZHLE-4500 V, AMHLE-10 V, RifEE O E-8 v, H
MSEILE 1,

3 HER5SH

3.1 ‘BIERHMRK
3.1.1 &gk

i BATME S W3 R R T, AR E 4R 3
B Crs (RERE, K 1 25 ZORBAX SB-Aq Cg(2.1 mmx
100 mm, 1.8 pm); A 2 & BEH C;3(2.0 mmx100 mm,
1.7 um); #E3 A CAPCELL PAK C;s MGIII(2.0 mmx100 mm,
1.1 pm), ZR NIRRT 1 @A 2R AR, BT 4R
WANE | R F AR NE | B AR 3 AN R A AR T
AL AE 2 BERSEIGH A R R IR R IETE TE, R IS
FE 3 B—3KE G IERRMESAE T A Btk A& P i o 1 A,
XF 38 Pk &) BB B AT, W XRR, I 98 i N A
B A% IE, WEAE 3 ER B,
3.1.2 AshtaeyikdE

SR SR AR BRI R T 2L, O
-k, RS RIS 0 2, s e Yo FY AU I |
Tl P[] PR SR I | i fe P 40 LR B 2 i, T AE R BEK
MR, RO F A I | A ) P AR L i e Y AR
3 A S RIA B EELR 4r B, MR SN BRI RE B
i, FHEFESRWERR R, FAKRGEH, ABE.
AR . WP R NALR, S TR U T K
K FEKMFINA 5 mmol/L R, EEER . WAERH.
FR 0 25 A SR DR e 28 Ak & Wi T A5 B A B, i 1
TR R, AR AR T e 28 0y Jo i o7 AR . fR Tt e 28 )
FHIREED T, S A A AL BIA 0.1%F R,
PRALFTF AT LU F s, RSB TR R,
NAERH B, 5B, ik 0.1% 9 iR B BE-0.1%F BR1E A
B

Fz1 BMAMRESH

Table 1 Parameters of 38 kinds of veterinary drugs residues

LR FEEE/min - BT (mk)  TET (mk)  HiEfEeV TR

4455 % (chloramphenicol) 11.55 321.1 12552718’ 23,16 -

84 J8 % (florfenicol) 9.26 355.8 138346'90*’ 24,17 -

P 0 25 % (thiamphenicol) 7.05 353.8 128;9'_9;’ 28, 18 -
FHEE

SAL L i (fipronil) 20.51 4349 322499'?; ; 21,34 -

9. B i (fipronil-desulfinyl) 20.33 386.9 325}?18; 22, 46 -

LB B (fipronil-sulfone) 20.88 450.9 228;3'?;’ 40, 65 -

45t T R, (Fipronil-sulfide) 20.66 4189 32862]88 ’ 17,36 -

itk e 24
I (sulfabenzamide) 10.77 276.9 156.07, 17,30 +

108.0
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2 FR FRAEE/min - BT (mz)  TET (mk)  HiEfEevV AR
TE e

itk JHig it B (sul facetamide) 3.90 215.1 156.1°,108.2 20, 27 +
itk e — P BL W BE (sulfachloropyridazine) 8.89 285.3 156.17, 108.1 22,36 +
ik Ji&2 6 0 (sulfadiazine) 5.13 2512 108.2°,92.0 21,30 +
itk e — P 44 1% B (sulfadimethoxine) 10.05 311.0 156.0°, 108.0 24, 34 +
it e 418 — FH S0 % U (sulfadoxine) 12.63 311.2 156.27, 108.2 24,32 +
T Jlie FH 3 % 1% (sulfamerazine) 6.64 265.1 156.17, 108.2 23,32 +
itk i FP 420 W% W (sul fameter) 8.43 281.2 156.0°, 108.1 22,38 +
fisk e — H 5 I5E (sulfamethazine) 5.07 279.1 124.2",186.0 27,23 +
Tk e B 1k (sulfamethizole) 7.91 271.2 156.0%,108.0 21,35 +
it i FF 5L 55 e (sulfamethoxazole) 9.16 254.2 156.2", 108.1 21,30 +
i FH %0 (sulfamethoxypyridazine) 7.83 281.0 156.0%,108.0 22,35 +
it i ] FFY 48 M5 0 (sul famonomethoxine) 9.44 281.2 156.0°, 108.2 23,32 +
it i X% (sulfamoxol) 7.8 268.1 156.1%, 113.1 21,24 +
it e 2% i (sulfaphenazole) 11.73 315.1 156.0°, 222.1 29, 24 +
Tt i M (sulfapyrazole) 13.09 329.1 172.1°, 156.1 42,33 +
fif i ML BE (sulfapyridine) 6.05 250.2 156.17, 184.0 23,22 +
it i s VB Mk (sulfaquinoxaline) 13.31 301.2 156.2", 92.1 21,39 +
T# 1% E W (sul fathiazole) 5.78 256.1 156.0", 108.1 21,31 +
Ttk file — FH 53 W% 0E (sulfisomidine) 8.07 279.2 124.2°, 186.0 28,23 +
Ttk JHiz S5k (sulfisoxazole) 9.99 268.1 113.17, 156.0 25,22 +
P48\ 0 (trimethoprim) 6.69 291.2 230.1%,261.0 30.34 +

[ URIES
F43E H fifmk (1H-imidazole-1-ethanol) 3.14 187.7 123.3, 126.2 19,23 +

x -

(1—methyl—S—nﬁfI%I—E‘iarrﬁl?dz{\zu(%e—}methanol) 381 1578 140.2°, 55.1 16,25 "
2- 7l K (2-methyl-5-nitroimidazole) 3.24 128.1 42.27,82.0 23,24 +
FTi K e (benzimidazole) 6.31 164.1 118.1%,91.1 27,49 +
3155 i g (dimetridazole) 4.87 142.2 96.17, 81.1 23,34 +
SR il M (ipronidazole) 10.25 170.2 124.2",109.1 24,34 +
FH 7il§ I8k (metronidazole) 4.25 172.0 127.8", 81.7 19, 31 +
PR (ornidazole) 8.32 220.0 128.17, 82.1 16, 31 +
& fiF KL (ronidazole) 4.68 201.1 139.7, 54.8 15,28 +

HoERE T
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3.2 FUgEHsmL

14 1 pg/mL A28 A EETIR A AR VS TRAE (E B RN B
FRE T AT — R e, RO T T RS
P, xR Re R . B RESEOE T, g
BT WA 2 ~ 3 R FEF, Horpmhy i s i 1R
JERE T, WIEERYE 2002/657/EC 5, P RIEH
WEFON s B A 4, FA SRS PEs 1 A5
B 2 AR, RS R AR . AL A
BT ek A 1.
3.3 QuEChERS J5xHft1t
331 REG ke

HTFSES SEOM. iR, kRS, SRt
Mg g5 SRR A, B AR SE 56 AR I vE R ET T4k,
W HVIERIA B - K-RT . ZHE-K-R20, Z B2
TEXF 2 [ A SR UTIE R 0 UG, LATTCUE ) 2 0 TR
BN ZAGRR, B 2.00 g, TIFRMIE N 10.0 pg/ke,
SFRIIA 10 mL ZJE . 70%ZJE & 1%L BR NG, Wi
Y, BB R R, SRR 70%IEHRBOK %
i, TTHBREE, THEYERIKIKY 10% 5> E>1%4
R G, HCRIKIR A T0% 26> 1%L B8 IE> 2 o« 0k
$E 70% L HEVE AR IR
332 AMA ek

AN [0 W o 70 0 o %) 2% S B 45 5, PSAL R BRA AL
g, WS, BRIIR, Cio WLEM SR YR MAR G . 23835
#200 MWCNTs Zpr @ g 1Rl & b i@ R ik
WHEREAE N, Sk B AR e e T R, Ak
I 38 PSA. Cig. MWCNTSs3 Fi FFW B0 4 ek
RO, DA R SCR N 548 AR, B4 mL $2IUK 530
JMA 30 mg MWCNTs, 100 mg PSA. 200 mg C5, (AEK
B MWCNTs>C(s>PSA. [AET#%%ET MWCNTs 19
O RBOR B0, M5 mg 36 E 100 mg, $REGRTG
A OB A N TEth, BB MWCNTSs X (8, 2545 488 08 1 1
MYER . MWCNTs HA BRI LR, IF H b
FHFWARE RIS EREA, LT IR g
MHEPE G, BRiRGERZ & MWCNTs X . &
e O R (e S B A N T
MWCNTs [ 0 R [ 2 U245y (0 W RS2, LA [l o
JFA%AE R, R4S 10, 20, 30, 50, 100 mg, 2
F2H MWCNTs F 2 R/ 0 HURS 28 259 LI SE A R,
Mt . SR . MRy i R S MWCNTs
FHE B ROB W/, B MWCNTs Xt & BRI 5L | filf ik
HIZ3 A W VR, SR EE — S0 Tl R B
MWOCNT #4551, 48 MWCNTs ¥l - 20 mg.
T C i F PSA AU KT RE, B6-E 18 T LA R Bk 3h
TERE S I . MRS, ARSZRE 530 %558 20 mg

MWCNTs+100 mg PSA. 20 mg MWCNTs+ 200 mg Cyg.
20 mg MWCNTs+100 mg PSA+200 mg C,5 A i) W fff 51 2H
A E g A, 45 R KW 20 mg MWCNTs+100 mg
PSA+200 mg Cg HERCREA, T THE/N, HlkZ
TE 84.3%~100.6%, i B A ER
34 ERYMN

FE ALV (matrix  effect, ME)¥ i £ 7E5% B4 4 #r 104)
G I A Rl B R T N NS W BN S B 9 g
WER 28 5 200 M i 700 bm v i 4R 0 FAEPEAR ME, 1305
S ME=75 [ L5 H AR e W A /46375 570) B BR 4 g i, >4
ME #F 0.9~1.1 B, ZEJT THAREENL; 2 ME<0.9 1 >
L1 B, KRGl aigsm ., % 2 S5 RRIAH NG . S AU
S, SRS O | e AR e B R SE A, oAk S
FE IO T DA, ST IR, 6 A 56 2 R 1
YER I, AR S SR FH 35 T G T A o il 48
3.5 ZMeEFMEER

DA TR A A v AR AR I R, P AMPR ko it
PR BE B A R (X, /L), o k8 1 R MR BN {E D 0 A
Fr(Zilkrueti gk, 203020345 10 5050 53 0 a4
HH BRI o AR T TR I 2R MRS L . AOC R B, KRR
E MR 2,
3.6 EESHEZRE

B 2.00 g BEAL, BT 50 mL BN HIESLEH, 4
BTN 0.01, 0.02. 0.2 mL MIRAFRER (100 pug/L), il
A T0%Z NG Z 10 mL, HARH 2.2.1 5k, TR
3 AR M IAR SO, AN S K SE I e
6 K, BEFR W% 3.
3.7 SEPRHEMBNE

SR AR 7 v %o 80 LAY i R 38 i 24 5% B AR A T
25 5% 10 NG FEAG HH ik e PP O S s | i () Y e T E
WM s e . B AR IE, S RLTE 116.9~958.5 pg/kg; 4 HLAE
WL SE A e LS R L H A e, S RTE
320.1~414.3 pg/kg. N T B UEAMIE G BT 37 14 vk TR fe 1,
IR A GB/T 21316-2007  { Sl il PR R 254
R EA RO I A AROROR - R L ) BY L SNUT
1928-2007 €32 H 11 3l 4 Y 1k 6 o v 7 S R ek B P A
I o YRR €0 T - T 3/ 5 1 125 )OI B R SR 2 ik A T
W5, A 5 HoAh )y 720 5 45 A 22 0 3.9% ~
8.7%, VLB e T SE . H Bk 2 Fhbs i 44T ik
FONE B2y, T AR W SR AR A — BB ZE 25 min PYPRET
SE 425 38 P2 ik, KOK 4 e SR U fR), I R
3 FP R BRI AL AR S, SRR D, RAN T EAR A TAR AT
K A 2 S
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A5} /8] /min

LE)IVAE S

1.7¢7
1.6e7 -
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00 1 1 L A L L L
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A N, B OAIER T
B 38 Pl 2 B TR G vV VR 1 8 1 It &1

Fig.1 Total ion current chromatograms of matrix standard solution of 38 veterinary drugs residues

Wi o B

140
120
100
* O 10mg
W 80 i ff
@ ! A 20 mg
m 60 [f
B 30 mg
40 ‘ @ 50 mg
20 100 mg
0

e e
Ly

L 8 g £ B ud g o
oW e N 1 B 220 84K TE
wEEEXXEF BEESESEKEETZTRR
B H #E E B BN OEE X E R B R D
& IEE % &
% & H-
Fd ] iy
= =

P12 MWCNTs *J 38 Fift i 2532 BUSCR i) % )
Fig.2 Recovery rates of 38 veterinary drugs residues with MWCNTSs



ey K

W, 5 ZEEHARIE QuEChERS £5 5 iR R (3 - FR I ik I e X 3 vh 8 25 2R B

5449

R2 BMEXERYE. KMEE. BXRK BHIR. E2R

Table 2 Matrix effects, linear ranges, correlation coefficients, limits of detection and limits of quantitative of 38 veterinary drugs

&Y AETER/(ug/L) LR LB 0) RN K RA(ugke)  ERR/(ngke)

AER 0.1~100 Y=2.53x10°X+2.31x10* 0.999 1.07 0.0042 0.014

oK e 0.1~100 ¥=6.35x10*X+2.04x10° 0.999 1.04 0.0051 0.017
AR % 0.1~100 Y=2.04x10*X+2.29x10 0.998 1.03 0.0064 0.021

TR 0.1~100 Y=2.35x10°X+2.86x10? 0.995 1.09 0.0052 0.017

G 0.1~100 Y=2.19x10*X+6.92x10° 0.998 0.74 0.0078 0.026

S HUIE IR 0.1~100 ¥=6.01x10"+2.13x10* 0.995 0.72 0.0068 0.022

T AN 0.1~100 Y=3.25x10"X+3.29x10* 0.993 0.58 0.0047 0.015
itk FRie AR Tk 0.1~100 Y=3.67x10*X+2.05x10" 0.991 0.69 0.044 0.15

T e e 0.1~100 Y=4.53x10"X+2.84x10* 0.991 0.98 0.065 0.22

itk e — P BEmE g 0.1~100 Y=3.01x10"+6.34x10? 0.994 0.99 0.054 0.173

il e e 0.1~100 Y=1.61x10°X+3.25x10"* 0.998 1.03 0.064 0.209

Tl e — HH AU 0.1~100 Y=1.12x10°X+1.74x10* 0.995 0.94 0.082 0.27
i e 408 — PP 4 i 0.1~100 Y=4.01x10"X+5.02x10° 0.996 0.94 0.032 0.11
ik i PR S e 0.1~100 Y=7.41x10"X+9.81x10° 0.996 1.02 0.33 1.1
il e F 4 0.1~100 ¥=4.95x10*X+2.76x10° 0.997 1.09 0.031 0.1
ik e — PP s e 0.1~100 Y=1.63x10°X+3.24x10* 0.996 0.94 0.038 0.13
it fide FR e 0.1~100 Y=3.96x10"X+4.19x10° 0.993 0.94 0.049 0.16

i i R e S s 0.1~100 Y=2.81x10*X+2.02x10° 0.991 1.08 0.014 0.047

itk e FP A 0.1~100 Y=4.62x10"X+1.52x10* 0.999 0.96 0.056 0.179

itk i i) FR A g e 0.1~100 Y=2.65x10*X+6.34x10? 0.999 1.07 0.064 0.211
i i s 0.1~100 ¥=3.97x10*X+4.46x10° 0.999 1.03 0.072 0.24

Tt FRiE AR b e 0.1~100 Y=1.66x10"X+7.34x10° 0.998 1.02 0.058 0.18
ik P i s 0.1~100 Y=4.08x10*X+1.56x10" 0.996 1.01 0.037 0.12

T et e 0.1~100 Y=5.44x10"X+1.09x10* 0.993 0.99 0.058 0.19

Tt e s D b 0.1~100 Y=2.36x10"X+9.74x10° 0.992 1.08 0.073 0.241

itk Fric A 0.1~100 Y=7.41x10"X+6.52x10° 0.997 1.01 0.038 0.125

T e — HH 0.1~100 Y=7.15x10°X+6.24x10° 0.994 1.04 0.061 0.201

it i S 0 e 0.1~100 Y=1.03x10"X+1.86x10° 0.999 0.93 0.074 0.244

H AR IE 0.1~100 Y=7.30x10°X+6.50x10° 0.995 1.01 0.046 0.151

R R T 0.1~100 ¥=1.36x10*X +1.27x10* 0.991 0.93 0.087 0.286

F2 I g pknee 0.1~100 Y=1.52x10*X +1.33x10* 0.994 1.05 0.066 0.217

2- Rk 0.1~100 Y=4.12x10*X+3.07x10" 0.993 0.94 0.049 0.161

IR 0.1~100 ¥=6.37x10*X+1.05x10* 0.993 0.98 0.057 0.188

Hh SETiE R 0.1~100 Y=3.34x10"X +5.11x10° 0.996 0.94 0.099 0.326

SRR 0.1~100 ¥=3.24x10*X+1.91x10"* 0.994 0.9 0.049 0.161

FH T 0.1~100 ¥=5.43x10*X +8.37x10° 0.998 112 0.057 0.188

LR 0.1~100 Y=6.61x10" +2.98x10° 0.996 0.85 0.063 0.207

TS T AN 0.1~100 ¥=5.09x10"X+5.43x10° 0.997 1.07 0.11 0.362
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Table 3 Recoveries and RSDs of the 38 veterinary drugs residues (n=6)

TR
& 0.50 pg/kg 1.00 pg/kg 10.0 pg/kg
FIcR/%  HARAEm 2%  [ERER/% MR 22/% (B & 7 A B T AR 22/ %

AR 86.3 6.8 81.9 5.7 84.2 3.4
FoRJEHE 89.8 5.4 80.1 2.3 86.9 5.3
HiE R 90.4 6.3 98.3 3.4 88.4 2.3
PR 88.7 3.4 85.6 6.7 83.5 3.7
B 84.5 3.7 88.4 9.2 87.2 5.8
FHE 87.0 3.9 86.2 1.3 105.3 4.6
FHE A 80.5 5.4 90.5 22 85.6 1.6
T R Bk 84.3 6.8 97.4 5.6 109.3 6.5
T e s ok 89.1 7.1 95.8 3.6 110.3 2.8
T e — Y Sk 84.9 53 86.5 4.8 85.4 3.7
ik g e e 83.4 2.5 113.8 9.7 98.5 5.4
T e — R A e 83.5 1.1 82.1 2.5 95.1 49
T e 408 — Y 4 Mg e 102.4 2.4 96.2 3.1 110.5 8.2
T e FR Ik v i 88.4 9.5 80.1 3.8 87.9 1.6
Tk i Y A 86.1 5.4 96.5 2.4 89.4 2.5
ik e — FH e 84.9 6.7 95.0 1.6 90.4 1.6
T e R e 90.5 7.8 95.4 4.8 86.7 2.5
T P F B S e 88.4 8.4 87.3 7.2 95.7 3.3
ik e P 4R 83.7 2.5 83.1 6.4 89.5 4.4
T g ) R A e 91.5 4.3 84.5 6.9 100.3 5.1
Tl e e 97.4 6.7 90.2 5.8 106.7 7.1
TR JHe A i e 80.9 9.8 96.3 1.4 83.8 2.9
T gz i s 84.3 42 94.8 1.9 110.4 8.8
itk iz i e 95.7 1.8 95.1 3.8 97.3 7.4
Tk e s /b o 88.9 1.5 81.6 7.6 88.5 5.3
T Jrie o e 87.9 6.2 84.3 8.5 96.1 2.4
T e — R S e 99.1 4.8 102.6 9.1 85.2 4.4
ik e S 89.2 5.2 91.7 2.8 86.4 6.1
HARIE 84.6 3.6 89.8 4.6 81.4 5.5
0 R T s 82.7 7.7 85.3 4.5 104.6 33
¥ FH 2 g ke 91.9 8.5 83.4 53 87.5 49
2-FH i ks 85.8 6.4 80.8 5.7 83.6 9.4
IR K e 100.5 8.6 104.6 6.4 82.9 8.1
i ST e 104.1 2.5 107.8 2.3 94.7 5.7
S DI T 82.9 3.3 96.3 3.8 86.8 6.3
FH g e 98.3 4.9 86.7 3.1 82.1 4.5
T 84.1 7.1 82.3 5.4 85.5 7.6

T IR e 88.4 5.4 97.5 4.6 100.6 45
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